Key indicators: single-crystal X-ray study; T = 193 K; mean (C-C) = 0.002 Å; R factor = 0.042; wR factor = 0.111; data-to-parameter ratio = 13.5.
Related literature
For palladium-catalysed amination reactions of aryl halides with anilines, see: Jensen et al. (2004) . For p38 MAP kinase inhibitors based on dibenzo[b,e]oxepin-11(6H)-one, see: Laufer et al. (2006) .
Experimental
Crystal data C 23 H 21 NO 5 M r = 391.41
Monoclinic, P2 1 =c a = 9.3277 (9) Å b = 25.8290 (8) Å c = 7.9519 (6) Å = 98.914 (3) V = 1892.7 (2) Å 3 Z = 4 Cu K radiation = 0.80 mm À1 T = 193 K 0.50 Â 0.10 Â 0.10 mm
Data collection
Enraf-Nonius CAD-4 diffractometer 3847 measured reflections 3578 independent reflections 3041 reflections with I > 2(I) R int = 0.021 3 standard reflections every 60 min intensity decay: 1% Refinement R[F 2 > 2(F 2 )] = 0.042 wR(F 2 ) = 0.111 S = 1.06 3578 reflections 265 parameters H-atom parameters constrained Á max = 0.19 e Å À3 Á min = À0.25 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). Symmetry codes: (i) x; y; z À 1; (ii) Àx þ 2; Ày þ 1; Àz À 1.
Data collection: CAD-4 Software (Enraf-Nonius, 1989); cell refinement: CAD-4 Software; data reduction: CORINC (Drä ger & Gattow, 1971); program(s) used to solve structure: SIR97 (Altomare et al., 1999); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: PLATON (Spek, 2009); software used to prepare material for publication: PLATON.
3-(2,4-Dimethoxyanilino)-8-methoxydibenz[b,e]oxepin-11(6H)-one B. Baur, D. Schollmeyer and S. Laufer
Comment
Based on dibenzo[b,e]oxepin-11(6H)-one (Laufer et al. 2006) as novel p38 MAP kinase inhibitors, our intent was to synthesize new oxepin derivatives. The title compound was synthesized in the course of an ongoing study to insert hydrophilic residues at position 8. The two phenyl rings of the tricyclid unit are oriented at a dihedral angle of 37.5 (8°). The 2,4-dimethoxyphenylamino residue is oriented at a dihedral angel of 60.2 (8°) towards the phenoxy ring. The crystal stucture is characterized by several hydrogen bonds. The central carboxyl group O(23) forms two hydrogen bonds towards N(12)-H (2.08 Å) and C(4)-H (2.57 Å) and O(21) forms a hydrogen bond towards C(20)-H (2.56 Å) (Tab. 1).
Experimental
The preparation of the title compound was achieved by using a palladium catalyzed amination reaction (Jensen et al. (2004) ).
A mixture of 200 mg (0.73 mmol) 3-chloro-9-methoxy-dibenzo[b,e]oxepin-11(6H)-one, 120 mg (0.78 mmol) 2-4-dimethoxyaniline, 1.10 g (3.37 mmol) Cs 2 CO 3 , 45 mg (0.10 mmol) 2-(dicyclohexylphosphino)-2`-4`-6`-triisopropylbiphenyl and 20 mg (0.09 mmol) Pd(OAc) 2 in 2 ml absolute tert-butanol and 10 ml absolute 2.4-dioxane was stirred for 1 h at 284 K under an argon atmosphere. The mixture was then filtered and evaporated under pressure. The residue was purified by column chromatography (SiO 2, n-hexane / ethyl acetate 1 + 1). Crystals of the title compound were obtained by slow evaporation of the solvent from a solution of the title compound in diethylether / n-hexane. p.m. 55.7, 55.9, 55.9, 73.4, 100.0, 101.0, 105.1, 109.6, 113.2, 114.6, 116.2, 121.7, 126.7, 132.0, 132.9, 133.6, 138.9, 153.8, 154.9, 158.2, 162.6, 163.1, 185.4 Refinement Hydrogen atoms attached to carbons were placed at calculated positions with C-H = 0.95 Å (aromatic) or 0.98-0.99 Å (sp 3 C-atom). The position of the N-H H atom was taken from the difference map. All H atoms were refined in the riding-model approximation with isotropic displacement parameters (set at 1.2-1.5 times of the U eq of the parent atom). 0.0297 (9) 0.0223 (8) 0.0140 (7) −0.0027 (7) 0.0038 (6) 0.0010 (6) C8A 0.0281 (8) 0.0228 (8) 0.0138 (7) −0.0014 (7) 0.0067 (6) 0.0017 (6) C9 0.0370 (9) 0.0234 (8) 0.0211 (8) −0.0025 (7) 0.0099 (7) −0.0032 (7) C10 0.0326 (9) 0.0279 (9) 0.0266 (9) 0.0039 (7) 0.0148 (7) −0.0013 (7) C11 0.0245 (8) 0.0281 (9) 0.0209 (8) 0.0026 (7) 0.0072 (7) 0.0053 (6) N12 0.0259 (7) 0.0372 (8) 0.0147 (7) −0.0093 (6) 0.0045 (5) 0.0017 (6) (7) 0.0079 (7) −0.0048 (6) C17 0.0254 (8) 0.0292 (9) 0.0229 (8) 0.0020 (7) 0.0021 (7) −0.0003 (7) C18 0.0317 (9) 0.0267 (9) 0.0192 (8) −0.0012 (7) 0.0071 (7) 0.0036 (7) O19 0.0242 (6) 0.0307 (7) 0.0312 (7) −0.0013 (5) 0.0026 (5) 0.0085 (5) C20 0.0358 (10) 0.0361 (11) 0.0467 (12) 0.0000 (8) −0.0015 (9) 0.0184 (9) O21 0.0220 (6) 0.0365 (7) 0.0416 (7) −0.0069 (5) 0.0053 ( supplementary materials sup-8 Fig. 1 
